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(3R,1′ ′ ′ ′R)-3,7-Dimethyl-3-(1′ ′ ′ ′,2′ ′ ′ ′-diphenylethoxy)octanol (6): Ozone was passed through a solution of 5 (300 mg, 856 µmol, 1.0 equiv) and its diastereomer (90:10) in CH 2 Cl 2 (40 mL) at −78 °C until the reaction mixture became slightly blue. Subsequently, nitrogen was bubbled through the mixture for 5 min to remove excess ozone. After addition of triphenylphosphane (345 mg, 1.28 mmol, 1.5 equiv) at -78 °C the solution was slowly warmed to r.t. over 12 h. The solvent was evaporated and the residue dissolved in MeOH (40 mL), sodium borohydride (130 mg, 3.44 mmol, 4.0 equiv) was added at 0 °C and the mixture stirred for 1 h. Then the solvent was removed under reduced pressure, the obtained residue dissolved in CH 2 Cl 2 (40 mL), and the solution washed with sat. aqueous NH 4 Cl (20 mL). The aqueous phase was reextracted with CH 2 Cl 2 (3 × 15 mL) and the combined organic layers were washed with brine and dried over Na 2 SO 4 . After evaporation of the solvent the crude product was purified by column chromatography on silica gel (CH 2 Cl 2 ) to afford the alcohol 6 (298 mg, 841 µmol) and its diastereomer (9:1) in 98% yield as a colourless oil. = 14.4, 7.6, 4.7 Hz, 1 H), 2.87 (dd, J = 13.3, 5.5 Hz, 1 H), 2.90 (s br, 1 H, OH), 2.93 (dd, J = 13.3, 7.6 Hz, 1 H), 3.64 (ddd, J = 11.0, 6.2, 4.7 Hz, 1 H), 3.64 (ddd, J = 11.0, 7.6, 4.7 Hz, 1 H), 4.65 (dd, J = 7.7, 5.7 Hz, 1 H), 7.12 (dd, J = 7.9, 1.6 Hz, 2 H), 7.17-7.33 (m, 8 H); minor diastereomer: no distinguishable signals.
13 C NMR (125 MHz, CDCl 3 ): major diastereomer: δ = 22.1 ppm, 22.4, 22.6, 22.9, 27.9, 39.3, 39.8, 40.9, 47.1, 59.5, 75.9, 80.6, 126 .1 (3 C), 126.9, 127.9 (2 C), 129.0 (2 C), 129.7 (2 C), 138.4, 144.8; minor diastereomer (distinguishable signals): δ = 21.9 ppm, 22.5, 22.9, 24.2, 27.7, 38.1, 39.5, 41.2, 46.9, 59.6, 75.7, 138.2, 144.9 . IR (film): ν = 3418 cm -1 , 3063, 3028, 2951, 1603, 1495, 1454, 1379, 1051, 759, 700 . UV (CH 3 CN): λ max (lg ε) = 258.5 nm (2.6200), 253.0 (2.5415), 264.0 (2.5030). HPLC (Lichrosorb Si60, eluent: n-hexane/MTBE 80:20, flow rate: 0.5 mL/min, c = 1 mg/mL, injection volume: 10 µL): t R = 24 min (minor diastereomer), 26 min (major diastereomer). 
Purification of (R,R)-6
A: (3R,1′ ′ ′ ′R)-3,7-Dimethyl-3-(1,2-diphenylethoxy)octyl-3,5-dinitrobenzoate (7): To a stirred solution of 6 (80 mg, 226 µmol, 1.0 equiv) and its diastereomer (90:10), 3,5-dinitrobenzoyl chloride (62.5 mg, 271 µ mol, 1.2 equiv) and DMAP (2.18 mg, 22.6 µmol, 0.1 equiv) in CH 2 Cl 2 (15 mL) NEt 3 (51.3 µL, 361 µmol, 1.6 equiv) was added dropwise at 0 °C and stirring was continued for 2 h at room temperature. Then the solution was washed with sat. NaHCO 3 (10 mL) and the aqueous layer was extracted with CH 2 Cl 2 (3 × 10 mL). The combined organic layers were washed with brine and dried over Na 2 SO 4 . After removal of the solvent under reduced pressure the crude product was purified by column chromatography on silica gel (petroleum ether/CH 2 Cl 2 2:1). Recrystallisation of the obtained diastereomeric mixture from EtOAc/n-heptane afforded the pure (R,R)-diastereomer 7 (80.2 mg, 146 µmol) in 65% yield as colourless needles. 13 C NMR (125 MHz, CDCl 3 ): δ = 21.9 ppm, 22. 5, 22.6, 23.7, 27.9, 37.3, 39.3, 40.2, 47.0, 63.8, 75.9, 77.1, 122.1, 126.0, 126.18 
B:
To a stirred solution of 7 (80 mg, 146 µmol, 1.0 equiv) in CH 2 Cl 2 (10 mL), MeOH (10 mL) and H 2 O (1 mL) was added LiOH⋅H 2 O (9.3 mg, 219 µmol, 1.5 equiv) at 0 °C and stirring was continued for 1 h at room temperature. After evaporation of the solvent, the residue was dissolved in CH 2 Cl 2 (15 mL), washed with sat. NH 4 Cl (10 mL) and the aqueous layer was reextracted with CH 2 Cl 2 (3 × 10 mL). The combined organic layers were washed with brine and dried over Na 2 SO 4 . After evaporation of the solvent the crude product was purified by column chromatography on silica gel (petroleum ether/CH 2 Cl 2 2:1) to obtain the alcohol 6 (38 mg, 108 µmol) in 74% yield as colourless oil.
[α] D 20 +5.0 (c =°1, CHCl 3 ). (see above for further spectroscopic data).
To a stirred solution of (R,R)-6 (104 mg, 293 µmol, 1.0 equiv), benzoyl chloride (40.0 µL, 352 µmol, 1.2 equiv) and DMAP (3.4 mg, 35 µmol, 0.1 equiv) in CH 2 Cl 2 (20 mL) NEt 3 (64.0 µL, 450 µmol, 1.6 eqiuiv) was added dropwise at 0 °C and stirring was continued for 4 h at room temperature. Then the solution was washed with sat. NaHCO 3 (15 mL) and the aqueous layer was extracted with CH 2 Cl 2 (3 × 10 mL). The combined organic layers were washed with brine and dried over Na 2 SO 4 . After evaporation of the solvent purification of the crude product by column chromatography on silica gel (n-pentane/MTBE 50:1) afforded the ester 8 (133 mg, 290 µmol) in 99% yield as colourless oil. 10 H), 7.41 (t, J = 7.4 Hz, 2 H), 7.54 (tt, J = 7.4, 1.3 Hz, 1 H), 7.99 (dt, J = 7.4, 1.3 Hz, 2 H) .
13 C NMR (125 MHz, CDCl 3 ): δ = 21.9 ppm, 22.6, 22.7, 23.8, 28.0, 37.5, 39.4, 40.2, 47.1, 61.8, 75.7, 77.3, 126.0, 126.3 (2 C), 126.8, 127 .9 (2 C), 127.9 (2 C), 128.2 (2 C), 129.4 (2 C), 129.9 (2 C), 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = 2952 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = cm -1 , 1719 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = , 1453 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = , 1315 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = , 1275 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = , 1114 130.5, 132.6, 138.8, 145.5, 166.4. IR (film): ν = , 1069 . UV (CH 3 CN): λ max (lg ε) = 219.0 nm (4.3431), 258.5 (3.0969), 264.5 (3.0884), 279.0 (2.9428 22.6, 22.6, 27.2, 28.0, 39.4, 39.8, 42.9, 61.8, 71.9, 128 .2 (2 C), 129.4 (2 C), 130.2, 132.8, 166.5. IR (film): ν = 2955 cm -1 , 2931, 1717, 1495, 1460, 1438, 1274, 1246, 1115, 1026, 755 . UV (CH 3 CN): λ max (lg ε) = 259.0 nm (2.5696), 268.0 (2.5640). HPLC (Chiralcel ® OD, eluent: n-hexane, flow rate: 0.8 mL/min, c = 1 mg/mL, injection volume: 10 µL): t R = 18 min. For comparison also the racemic mixture of 1 was prepared using a racemic mixture of 4 in the synthesis. HRMS (ESI): m/z calc'd for [C 17 
